Source of material vJa 2 HP0 4 · 2H 2 0 (0.890 g, 5 mmol; Riedel-deHaën, 99.5 %) was ìrst dissolved in 10 ml HNO3 (10 wt%), and a solution of Na2Mo0 4 · 2H2O (10.890 g, 45 mmol; Sigma-Aldrich, 99.5 %) together with H3BO3 (0.062 g, 1 mmol; Sigma-Aldrich, 99.5 % ) in 20 ml water was added resulting in an overall pale yellow solution. After keeping the solution at room temperature overnight, the resulting precipitate was collected. In a second step, the precipitate (0.500 g) together with KCl (0.230 g, 3 mmol; Alfa, 99.0 -100.5 %), (ΝΗ4)2ΗΡθ4 (0.200 g, 1.5 mmol; Sigma-Aldrich, 98+ % ) and water (3 ml) was treated by constant magnetic stirring and then placed into a 10 ml Teflon-lined autoclave. After a reaction time of 7 days (autogenous pressure at 170 °C) colorless crystals were isolated as a sinlge phase product after filtration and washing with water. The presence of ammonium is confirmed by both, chemical analysis (ICP-OES) and thermal gravimetry-mass spectroscopy (TG-MS). The total weight loss of 6.2 % (calculated: 6.5 %) during heating to 600 °C is attributed to the loss of the two moles of crystal water (calculated: 2.5 %), and one mole of water of constitution (calculated: 1.2 %) and 2.43 mole of NH3 (calculated: 2.8 %) per formula unit.
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Experimental details
Hydrogen atoms were not localized during the structure refinement. Lattice parameters were obtained by a least-squares fitting of 40 reflections taken from the X-ray powder diffraction pattern (Cu Κa 1 radiation, 4° < 20 < 100°, LaBe with a = 4.15692 A as internal standard).
Discussion

The title compound is an isotype of CssP[M040i4(0H)]2 · 2H2O [1], containing isolated complexes {P[Mo 4 Oi 4 (OH)]2}
5_ . The anion is made up of two molybdate tetramere which are connected by a phosphate tetrahedron. Each tetramer is built of two pairs of face-sharing octahedra that are linked through common edges. The four molybdenum atoms are copianar in each tetramer. The MoOe octahedra are distorted, with two short (2) 16 A 0.18877 (5) 
